ICS mitk&biRmm 1cs =
Bt AR EfRECE T RS

x & E

T/GITU XXX—202X

%E\-ﬁﬁi }’IJ&% \/IEJ/ E%@ﬁlﬂ[\ _f%@ﬁ
I\l/_éﬁ\E y"J/E 11511‘5 %\Ei E=E9€J'Jﬁ\1|a/

Determination of chlorate and perchlorate in dishwashing detergent and cleaned
tableware by LC-MS/MS
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AFrHEFZ IR GB/T 1.1-2020 {AR#AEAL TAE S 55 1 350 SR OO B 45 ) A B R0

Ty EE,
ASHRUE FH T A7 o B B AR AT TT e AR H
ASHRUE E T T S DX AGE oA BBk B2 VA T

BRI AL

AHRUERCF AL AR R
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AAEBIE-REKRIEE

1 e
APRAERE T8 B EH g RS R &R . m&E RIS =00l g ik,
ARG H T B BPGA B RE G R . SsREL & 2000 e

2 HEMsImxH

N AN SCAE R T A SO N S AT, FLRTE H AR SR SCE, A0E H #I R A
WA T A NAANEHSRS SO, HEHRA CBEIERBECR) ST A
4
GB/T 6682 4TS5 % FH KBS AR LS 7712

3 [RiE

K 0. 2% F PR /K P CH BB, o ) U Bh A sy SR 2, 1E b AN [ AH A O 194k, )
AT — R BT RAR I, AR E B

N

I FIAAH

1R

LI ki,

FE: faiali,

R foikali,

ZK: fikaf,

FPRE: . fotali,

gtk HFHFE A 18.2MQ « cm
IECE: fikad.

-2 I FIECH

2.1 0. 2% R /KA =E 2. 0mL R (4.1.3) T 1000mL ik, FH#AiK (4.1.6) EREZ
5, JRA.

2.2 20mmol/L FIPREHAW : FREL0.63g HREL (4.1.5) T 500mL FEM, 4K (4.1.6) &
fRITEREZE, B .

4.2.3 HWREWEIAI: B 100mL HRREGATR (4.2.2) , A 200mL BHEE (4.1.2) , B,

4.2.4 S%E K. B L 25mL &K (4.1.4) % 25ml i, AFEE (4.1.2) BEZDRZE,
185,

4.3 FrER
4.3.1 SRS SR B IR bR v S e AR, 4l >99%.

NN
NO Ok WN =

4
4
4
4
4
4
4.1.
4
4
4
i
4
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4.3.2 EEFRANRE S SR BA PR ARE e aisn), 4R >99%,
4.4 [RYLERNFR

4.4.1 SAREFLIZENIE: EFEE-1803 200 1 g/mL (LLARIE-1803 BSFit) , 4°CHRATE.
4.4.2 EEFBREBFEMENIR: SAEREE-1804 100 n g/ml (ULEAMRR-1804 i) , 4°CHAF.

4.5 FRERRHECH

4.5.1 FIREFRAERE & (1000 u g/mL, DARIRRIT) : FEZIREGE &R EY R, & 100mL
R, FABAK (4.1.6) BRFEREZE, 85, HIEIKE N 1000 v g/mL frdEhE &, 4CHE
1o

4.5.2 AR EAREM AT (1000 0 g/mL, PLEERARIT)  WERIUERE S & RS ED R, BT
100mL ¥, HEEAK (4.1.6) WEHERZZE, #B5), SR E N 1000 v g/mL ARk g,
4 CIRAT

4.5.3 JRAEIMERE: 2 BEEE 0. 2mL SRR ERFRUERE A (4.5. 1D « 0. ImL S SR EARMERE &%
W (4.5.2) , BEFFE-— 100nL FEMT, ALK (4.1.6) MBEEZIE, #5, fREARKRE T &
SRR E T IRE S BN 2. 0ug/mL, 1. Ong/mL VB HRMEF VR, 4°CLR-AE.

4.5.4 REFMZRENIRE: 70 ERRE 7500 JIRH-1803 (4.4.1) | 20ML fmS R 5-1804 (4. 4.2)
BTFE—10. onL FEMF, HBAK (4.1.6) MBEZRZIE, B, HlRERE-1803, m& iR h-1804
WRPE4> %24 1500ng/mL. 200ng/mL VRS RN 2 AR, 4 CIRAE.

4.5.5 JRERHETAERW: ol ERUR A brEF M (4.5.3) 0L, 10nL, 251 L, 50 1L, 100
uL, 250w Ly 500 Ly 1000 kL, MIRAFILIZRAARE (4.5.4) 100 w L, FFERE FEEAH (4.2.3)
R ERE 10nL, AR E TIREHKIKAN: 0.00ng/mL. 2.00ng/mL. 5.00ng/mL. 10.0ng/mL.
20. Ong/mL~ 50.Ong/mL. 100ng/mL. 200ng/mL, &SRR B TR N: 0. 00ng/mL. 1.00ng/mL.
2.50ng/mL+ 5. 00ng/mL+ 10. Ong/mL+ 25. Ong/mL+ 50. Ong/mL+ 100ng/mL, Y@-& bRt TAEW &R 35-1803.
AR £h-1804 W EE 4> )M 15. Ong/mL. 2. Ong/mL, HIECHL

4.6 0.22um MCE JR &7 4k KRG
4.7 YARLELAE: 50mL.

4.8 WAX [BEAHAEHUEE: FUA% 6cc, 150mg, BRVEREAH =% . (A AR 6mL FEE (4. 1.2) A 6mL 4l
K (4. 1.6) TIMBE I ORFFAE AR -

5 {UFMEE

5.1 ARG RBTTIEAG RAHEmIE E IR (ESTED
5.2 ImlERG A

5.3 Bl #E=10000r/min.

5.4 HTR: B&ESHIJY0.0001g AT0.01g.

5.5 JEAIETL.

5.6 [HAHAHURHE.

5.7 RWIKRGHX .

6 MELER
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6.1 BREGFHF

HERIFREL 1.0g CREFIZ 0.01g) ilFE, KN 10.0mL 0.2% H BR/KIER (4.2.1) A1 100pL 1A
[EI & AR (4.5.4), IR iEE T 10s, A H2EL 10min, I 15mL 1F & %e(4.1.7), IBEE 30s, 9000r/min
2.0 2min, BURJE/KAZH 0.22um MCE B & 4F 48 R e 38, A0 €6 1% 88 505 ik (SO 58

6.2 £H

6.2.1 1EHL
HEE (PO Bmi. #%. M. M5, H 02%FRKEIR (4.2.1) 43 3~5 IRPPEFEAN N R GRER
100cm? R HARE ) 100mL $EEGR I ELB]D 1] R & -

B (OANEFERERR), BEFFE (O] Sem) BN 02%HR/KIEW (4.2.1) 1 (GZHEAE 100cm?
FZEARE R 100mL FEBGRIFELBD, Fe4r1R3% 20 ¥k, Hl a4 .
6.2.2 ik

B 20mL BE, NN 10puL IR SR ENARI (4.5.4), 2t COF LR FEARZEEOR:, FEL0 R,
H 6mL5%Z /K FEE (4.2.4) Ve, WSV, Kehil T 40 CRART, HERMII ImL B ER &
PR (4.2.3) iwheE i, H 0.22um MCE R4 4F4E RERIFE e, AER0R (it - 8 5B B0l 2 .

6.3 UF/EEFMH

6.3.1 BIESEXH
a)failitE: Acclaim Trinity P1 &5 72 #kE (2.1x100mm, 3pum), BiMEREA 4% .
b)REIA: 25 20mmol/L FH R E VA -
c)fiti#: 0.200mL/min.
dFEdE: 35C.
e)idFEE: SuL.
) B BEART WL 1.
L1 BT

* A L% * 20mmol/L R EVE T
(min 1%
)
" 0.00 70 - 30
©0.30 " 70 + 30
’3.00 © 90 10
*7.00 " 90 o 10
* 7.10 ' 70 - 30

6.3.2 RIESEEH
a)E U BBIEE TR (BSLED.
b) i3 T2 M I (MRMD #530.
o) ik : -3500V.
DBLAFIEREE: 500°C .
e) AL/ 35psi.
NFENSIES (GS1): S0psi.
o) TS JE T (GS2): 45psis
h)H A SR 2.
2 M. B EE T ARSI 25
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CEY CREET CFET COREERS ©HEFL * filbfE RE
(m/z) (m/z) [7]/ms ZE H/eV

IV
. 829 = 66.9% “ 100 = _60 08

T ORIRR - : .

“ 849 “ 68.9 =100 " 60 © 28
“ 98.8 I 82.9% = 100 = 76 236
R
aj Ev @‘/\

AR » 100.8 “ 84.9 100 = .80 236
v ARIR-1%0; “ 89.0 = 70.9 * 100 v 60 30
ba B /AT TR

Fﬂfigﬁ*ﬁ " 107.0 * 889 * 100 72 39

180,

HHEEE T 632 FIE KIS, RAAFRBE G, RS EATRAAEESR, WEdTRN

R BES BB et
e B - BB BRI E

6.4.1 EMME
TEAH FRRIE 2% A T D R AR A b AR (4.5.5), 0T RNR A ARE AR & IRIR
AR TR FA B 1], R b SRR AR v SRR AR 1 LR B B 1) S5 VR B b AR I AR o AR
B ) (B AH O TE SOV IR 22 2.5% 2 P, HL 58 P 25 15 TR A 224 R A v Y A HR oA 2 T P 5 7 AR X =
FEAHEL, fmZEAEIL R 3 e va R, AT DAR E SR H A A B ) SRR . R AR
3 8 PERAIE R AR 2 T FE I B K eV e 22

6.4

R B TR K "> T 20<ks | Y 10<ks “ k<10
(%) 50 >0 20 -
RV B R 2
FOVF A AE X i w490 425 " £30 "£50
(%)
6.4.2 EEME

REME AR (4.5.5) FEMRARIXERSHFRM (6.3) THEFE, LURAEYVIG S N ARY) 5 04 AR
EAE AR, TARVEBIKEE (ng/mL) REAARR, ZeilbniE TAF 2, FIARAE AR 20 ke fhdt AT &
B, BRSO R AR SR ) RS SRR E R VEVE L A, R SE B

FARE
ERAIIREE S, S35l [FVE R A

6.5

7 ERUE

A F T SRR B 7 A IR AR B T 2 A% (D 5

CxV x 1 x1000
m x 1000

X =

A

X—i R &R MA D 1S &, PAOAROERET 58 (pg/ke);

C— MR HE A il 2 FP 3R AT H R IR U & R I 7 IR BE, SR NN e Bk 27T (ng/mL);
V—I PR 8 B, AT (mL);

RN 1
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mm—%ﬁﬁﬁ%ﬁ;
—FREEE, AN (2.
%ﬂ@%F%&ﬂ%%ﬁﬁ%&ﬁ%%ﬁmam EREA ()

s @)

{r:

X— R SR S &2, A EZESA (ng/mL);

C— MR TAE H 28 1 3R A3 R VR R S R A 2 R B, SRR e 2= T (ng/mL);

V—iRAFRA TR . R4 Ja e AR, BN 2= T (mL);

R R 1

Vi—H T H IR BB AR, BACAZFH (mL).

WEER A GRS 7S ERUSAE R % 1.275, EEERLGEARMNI)&E: WP lER
%1&@%% BRI RE1.231, IERAREGEEARNIN S E.

S5 AR =LA ST

8 HHRAME=IR

RV T SRR IR MR 2.0pg/kg EEFR Y 6.0ng/ke: @SRRI HRA 1.0ug/ke &

=R 3.0ug/kgo
BRIBUE S, SRR A H FR 24 0.05 ng/mL . € #FR 4 0.15 ng/mL; /& SRR AL H PRy 0.02 ng/mL.

E = R4 0.06 ng/mL.
9 ERERMBERE

9.1 [EMgE

B BV SR ARAE 6~1000ng/kg Vs IR FEIE LA 5 [RICRE 9 60%~120%; =1 s BRARAE 3~500pg/kg
ISR EEYEIE N, IR 60%~120%.

BHE, FIRIRAE 0.15~20 ng/mL WK EETEHE N, BIER 60%~120%; =@ BRIRLE 0.06~10 ng/mL
ISR FESE RN, A 60%~120%

9.2 HBEE

BHEVEG, AEEB VRS NIRRT HIPIRIRSLIN 2 45 R A 480 ZAE AR AT E K 10%.
R, EERERAE T RS K P OO AL I E 25 R 1 2t 2 EH AR S SR IME K 20%.
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Mf % A
CHORHE IR 37
SRR 5 S R MR AT 3R (9 22 S W (MRMD £33 1)

B XIC of -MRM (6 pairs): 82.900/66.900 Da ID: CIO3- 1 from Sample 9 (10-5) of CIO3-C... Max. 1.1e4 cps,|
1.08e4 5:19
1.00e4
9000.00 4
8000.00

7000.00+

6000.00+

cps

ity

5000.00+

Intens

4000.00

3000.00+

2000.00

4.69.
1000.00
[y

0.00 ; ; ; : . . . . :
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0

Time, min

K A1 &FRAR(CIO) ) MRM {23 K (m/z: 82.9/66.9)



B XIC of -MRM (6 pairs): 84.900/68.900 Da ID: ClO3- 2 from Sample 9 (10-5) of CIO3-...

3960

3500

3000+

2500+

2000

Intensity, cps

1500

1000+

500

5.20

T/GITU 005—2021

Max. 3960.0 cps,

1.0 2.0

/ _5.74
3.0 4.0 5.0 6.0

. 70 80
Time, min

9.0

2090
2000

1800+

1600 -

1400+

1200+

1000+

Intensity, cps

800

600

400+

200+
M

K A2 &FRAR(CIO) K MRM i K (m/z: 84.9/68.9)

B XIC of -MRM (6 pairs): 89.000/70.900 Da ID: 18CIO3 from Sample 9 (10-5) of CIO3-...

Max. 2090.0 cps,

‘N Altgrel

0
0.0

24
1.0 20 3.0 4.0 8.0

5.25
4Tty 574
4.55,
ol cliesasdan on s ML Lo gl oA i i s besPrundly Aol o)
5.0 6.0 7.0

Time, min

9.0

A3 EIRR-1805 i) MRM {13 %] (m/z: 89.0/70.9)
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10

Intensity, cps

Intensity, cps

1.4e5
1.3e5

1.2e5
1.1e5
1.0e5
9.0e4
8.0e4
7.0e4
6.0e4
5.0e4
4.0e4+
3.0e4+
2.0e4+

1.0e4 +
»

3.29

[ W XIC of -MRM (6 pairs): 98.800/82.900 Da ID: CIO4- 1 from Sample 9 (10-5) of CIO3-C...

Max. 1.4e5 cps|

0.0
0.0

4.5e4

4.0e4

3.5e4+

3.0e4-

2.5e4

2.0e4+

1.5e4

1.0e4

5000.0

K A4

2.0

SRR (Cl04) ) MRM {43 K] (m/z: 98.8/82.9)

30 40 50
Time, min

3.29

6.0

B XIC of -MRM (6 pairs): 100.800/84.900 Da ID: CIO4- 2 from Sample 9 (10-5) of CIO3-...

7.0

8.0

9.0

Max. 4.6e4 cps.

20

30 40 50
Time, min

6.0

70

8.0

9.0
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